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;ps;,q T Distillation, Drving and Testing Purity of Hg. |
A | (278

- Genaral:

Most Mercury that comes in the lsboratory for trea“cmenﬁ'q contgins substamces

which effect its use as & reagen@taj ik cassmjb%o follow the
outline as here-after described, : { v ook o

. ges which
effect its actions as a reagent mey be remo Y@ has el \ Y %\\

B 'E
\4 Procedure:
.

1, Initiel Wash ]
Take 25 1lbs of impure orT contaminateé—g_gsu?l&cewcc con-

(?; 3 Eek.;.ner end wash by passing Hot Hy0 through the Hc for & isast 2 hrs. devending
: ?‘,%I’;gp_on' the amount of orgenic or otrner foreign substances present o Note; ( In sase
3 “.o0ils are present,this time should be incressed to 6 hrs.). The hot waber which
‘g pessed through should be et such & rate as to break the surface tension of
"the Hg. This is best obtained by allowing the water to pass through a glag
tube and released under the surface of the Hg near the bottom of the bottle PLAGT RECOKDS pEpy
or ~container. | CENTRAL Fiiee

[QRTPTIR: %4 ;;’.‘A) [}

2. Mercurv and Water Sencration
After comnleding #41, decant the water ohove the Mercurv end remove gll ~~ -

ossible water which is on surface, br the use of o vacum useing & trap SR ——
v <) -

+o0 collect hhe water. .
Fiie_ (.;L

=0 3. Removing amelrams end Acid Neturliza ion . : XREF.____
U ~Pake the lisrcury from Ho 2 and pass it through & 30 to 40 cm. tu X -HEF. _
containing 87 F}Y()s. Then through a tuve:of the same size containine distillea

- water. These solutions should be changed after passing thro ‘ch 10 1bs of Hgoe

The rate &t which the Fg is passed through these solutions should exceed fot 5

e, , 4, 1DbS per hour.

4, First Drying ( Drierrite methed)
The Hz from Fo 3 1is paszed over a tube conteining Briérite. The tube
~should be form 12 to 14 Ml. in Gismeter and 30 cm. in lenghb. Ploce rlass wool
et top efid bottem of Drierite colummn so as_to insure Giffusion of lercury cllowing
a greater surface to te expeséd. The Marcury 1evel sholuld be kent &t & To 3 cns.
sbove the upper glass wool mat. The Lercury  should not passd from Drierite Sube
faster than 5 lbs. per houke The Drierite should be changed after passing SQ::B.):!E"
of Hp through the colum. Note: ( The fercury svoulc ndb contein more than

0.3 of 1% of water by weight. See No. 7 for test.) o
e vm
5. Distillation of lercury PN
The Yercury from Fo. 4 is oleced in the open tor reserveir of still. kouman” o
(See figure 106, page 655, Analytickl Chemistary, Presdwell end Hall, Vol2, N __-:
Ouentitetive, 9th, English Edition.) *ake sure thet the distemce from the e g
Mercury level in the reservoir is 75 cms, lower than the upper level of the 9-?
He in the distilletion flesk. (Distillation £1as) should be E full,) by
The center tube, or condensation tube which is to receive ths lercury vapors,{ﬁ'ﬁ"’f 5=
B3 should always extend 1 cm. sbove the Ifercury level in the distillation flask,.ma® Jre
r‘a'\lrg CAUTIOE: These distences very according to the barometric pressure and the g8 I=.
-\ of amount of hest evplied to the distillabiom flask. At least 5 cms. should bremcimn =
ff L. be allowed froxm the top of the Hr in the reservoir, allowing for pressure X o
caused by He when heat is epplied, and elso any chanres in barometric readingi,m,é

[
The lower condensetion tube, or center tube, should be at teast 82 cms,g:!f;
in length, peasuring from the bottom of the open top He reservoir to the . >

'\aﬁ‘"‘" i
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outlet arm of the He seal flask, at the lower end of center or condensation
tube. (Note: Conter or condemsation tube shoulc extend to within 3 cm.
of tho bottom of the Hr seal flask, (Lower flask). To begin distillation,
connect vecuum pumr to outlet of Hp seal tube (lower receiving flask), emd

' oull the by vaccuz to the degired level in the distilletiom flask,

thalf full)s (1 cme bolow the upper end of center or condemsation tube).
Vhen level is reachsd add Hp to the open top reservoir bringing the Hg to
the salibrated lovel, Often it is necessary to add small quantities of Hg
while vacuum pump is in operabion in order to bring He to desired lovel in

Yow n small flame is mtarted wnder distillation flask, (CAUTION: This
should be wetched constantly, so that the flame 15 not too high, csusing
back pressure on the open Ep reservoir, causing the same to overflow,)
Under heat the Hg may rise to 1 bo 2 emss inthe reservoir but never higher,
The vecwum punp remains in operation until the Hp seal flask 4is filled to
within 3 om, of the outlet arm. Now close the bobbom screw clamp, dime
connect the vacuum pump, and aldow the distilled Xg to rise to not less
than 50 cms, in the condensation or conbter tube. Then open the sorew
¢lamp slowly snd place recelvins vessel bencath oublet arm of Hg scaling
£les): end allow Hp to contimm,

6o Pinel Drying (H280,lethod,)
The Hg from 5.4c %azed on electric hot plate wunder holde OConnect to

vacuum with trap betwesly vaciumm and Hg container. Dry air is introdusced
to Hy combainer usiu%;z:pg;ns 4ube extending to the bobttop of the container,
in order to preovent | v e air is dried through conce HpS04 vith &
. 4rap between the safd end t%ﬁg. This process is mllowed to continue for
4 houre at 180 to zggzg%rae *Fe Remove and nllow 4o cosl and strain through
4 layors of cloan g ‘0)?0 A y/‘”_“_
‘ A

| 4 »*

7. Teat for Yoisture Cont o e e

A5 oce sample of Hp from fo,;\s is“clelen gub with 25 cce of alcohol
which is an aliquote vortion of a™P0 ccossample vhich & blank has bsen
run, using Fichees resgent, Docant-€he nledhel, méasure end titrate with
Fishers reagonte The amount of water present dlg- exceed 04017
by weizht. (Notes In caso Hg contains a higher pgroéntage of moisturs
retum and repeat Ho.6s /

8. Qualitative Test for Metal Radicals,
The principal impuritics found in Egaret OCoppor, cadmium, zinc, and
pome tines silver and ;old., Those substances are tested for as oubtlined in
 Langes Handbook Of Chemistery, 4th adcitiom, Pege 946, Should amy of the
ebove be present, r8poat Wo, 3 throuch 7 inclusive. (Hote: Increage IMOZ
used in Mo, 3 to 1074,

9. Lavcling and Accounting of Reagent Mercury
The I from No, 8 is labeled (Distilled and Dried Hg,) Moisture content,
date prepared, and quanity or weight, The Hp is tightly sboppeged and siored,
and shall bo accounted for ss prescribed by chief chemist in charpe,
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